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Abstract (Basic) : JP 6016619 A 

Disulphide cpd. is new, where R1-R4 are H, halogen atom, alkyl gp., 
alkoxy gp., aryl gp., nitro gp., sulphonic acid gp., carboxyl gp., or 
amino gp.,; among Rl to R4 gps . , adjacent gps . to each other may form a 
condensed ring. 

A method for quantitative determination of thiol, which comprises 
allowing thiol to react with the disulphide cpd. (I), then allowing the 
resultant ortho-nitrosophenyl to form chelate with a metal ion to cause 
coloration., the metal ion being pref. zinc, nickel, cobalt or iron 
ion, is also new. 

USE /ADVANTAGE - (I) provides a reagent, method, material and device 
for detecting thiol with a high sensitivity and accuracy easily and 
promptly, without using an expensive equipment and poisonous reagent. 

In an example, in 1500 ml of ethanol were dissolved 60. lg of 
Na2S.9H20 (250 mmol) and 8 . 02g (250 mmol) of powdery sulphur. The soln. 
was refluxed for 10 mins . under heating. , To the reaction mixt . was 
added lOOg (494 mmol) of o-bromonitrobenzene . The mixt. was refluxed 
for further 1 hr. The reaction mixt. was cooled to room temp., to which 
was added 100 ml of water. Resulting ppte. was collected by filtration 
and washed with cold ethanol and water, followed by drying under 
reduced pressure to give 70. lg of 2 , 2 1 -dinitrobenzenedisulphide . In 
1000 ml of 80% ethanol was dissolved 50g (162 mmol) of 
2, 2 1 -dinitrobenzene disulphide. To the soln. was added 45g (688 mmol) 
of zinc powder, and the mixt. was stirred vigorously. To the mixt. was 
added 400 ml of a 10% aq. soln. of ammonium chloride slowly through a 
dropping funnel. The reaction mixt. was stirred for further 2 hrs . at 
45 deg.C, which was subjected to filtration. The residue was washed 
with 500ml of hot water. The filtrate and the washing was combined, to 
which was added 1 kg of ice. The reaction vessel was cooled on an 
ice-bath. To the reaction mixt. mixt. was added 20ml of cone, sulphuric 
acid while stirring. To the mixt. was added promptly a soln. of 50g 
(167 mmol) of potassium dichromate in 100 ml of water. The mixt. was 
stirred for 3 mins. vigorously, which was subjected to filtration. To 
the filtrate was added 1500 ml of ether for extraction. The ether layer 
was washed with 30% sodium hydrogencarbonate, then with a satd. soln. 
of sodium chloride, followed by concn. under reduced pressure to give 
23g of a crude prod. The crude prod, was purified by means of a silica 
gel column chromatography eluting with methylene chloride to afford 20g 
of the object cpd. 2 , 2 1 -dinitrosobenzene disulphide. 
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